ABSTRACT
In a previous communication a method was described for the separation and characterisation of 24 steroid oestrogens by thin-layer chromatography . The oestrogens were chromatographed in various solvent systems and the spots were detected mostly by means of the phenol reaction of Folin-Ciocalteau. In the present investigation a series of in situ colour reactions were in¬ vestigated, which are either specific for phenolic steroids, or for certain func¬ tional groups. In addition, a variety of reactions were also studied which give characteristic colours with individual oestrogens. EXPERIMENTAL Material 1. Reagents.
In addition to the reagents indicated in a previous investigation (S-4528) , benzaldehyde (A-1757), vanillin (4-hydroxy-3-methoxy-benzaldehyde (A-4502) , anisaldehyde (99%) (p-methoxy-benzaldehyde) (S-5209) The following trivial names and abbreviations will be used throughout this paper: oestrone (OE¡) for 3-hydroxy-oestra-l,3,5(10)-triene,17-one>>), 3-methoxyoestrone (3MOE]) for 3-hydroxy-oestra-l,3,5(10)-triene,17-one,3-methyl ether15), 6-oxooestrone (6oxoOEj) for 3-hydroxy-oestra-l,3,5(10)-triene, 6,17-dionea), 7-oxooestrone (7oxoOEj) for3-hydroxy-oestra-l,3,5(10)-triene,7,17-dionea), 16-oxooestrone (löoxoOEj) for 3-hydroxy-oestra-l,3,5(10)-triene,I6,17-dionea)°), 77a-oestradiol (17a-OE2) for oestra-l,2,5(10)-triene,3,17a-diol"), 17ß-oestradiol (OE2) for oestra-l,3,5(10)-triene,3,17/jJ-diolb), 2-methoxyoestrone (2MOE¡) for 2,3-dihydroxyoestra-l,3,5(10)-triene,17-one,2-methyl etherVd), 3-melhoxy-17ß-oestradiol (3MOE2) for oestra-l,3,5(10)-triene,3,17/?-diol,3-methyl ether*>), 6ß-hydroxyoestrone (6/ÍHOOE,) for 3,6/?-dihydroxy-oestra-l,3,5(10)-triene,17-onea), 6a-hydroxyoestrone (6aHOOE,) for 3,6ce-dihydroxy-oestra-l,3,5(10)-triene,17-onea), llß-hydroxyoestrone (11/5HOOE,) for 3,lly?-dihydroxy-oestra-l,3,5(10)-triene,17-onea), 16ß-hydroxyoestrone (16/SHOOE,) for 3,16/3-dihydroxy-oestra-l,3,5(l0)-triene,17-onea), 16a-hydroxyoestrone (lôaHOOEj) for 3,16a-dihydroxy-oestra-l,3,5(10)-triene,17-onea)c), 6-oxo-17ß-oestradiol (6oxoOE2) for 3,17/>-dihydroxy-oestra-l,3,5(10)-triene,6-onea), 16-oxo-17ß-oestradiol (16oxoOE2 for 3,17/?-dihydroxy-oestra-l,3,5(10)-triene,16-oneb)i), 2-hydroxy-17ß-oestradiol (2HOOE2) for oestra-l,3,5(10)-triene-2,3,17/5-triold)h), 2-methoxy-17ß-oestradiol (2MOE2) for oestra -1,3,5 (10) -triene-2,3,17/? -triol,2-methyl ether»), 6ß-hydroxy-17ß-oestradiol (6/ÎHOOEo) for oestra-l,3,5(10)-triene-3,6/3,17/5-triolp), 6a-hydroxy-17ß-oestradiol (6 2) for oestra-l,3,5(10)-triene-3,6a,17/5-triola), 7 a-hydroxy-17ß-oestradiol (7 2) for oestra-l,3,5(10)-triene-3,7a,17/?-triola), llß-hydroxy-17ß-oestradiol (ll/5HOOÊ^) for oestra-l.S.SÍlOj-triene-S.ll^.nyg-triolq), 16-epioestriol (16 3) for oestra-l,3,5(10)-triene-3,16/î,17/J-triola)<:;, oestriol (OE3) for oestra-l,3,5(10)-triene-3,16a,17^-triolb)0, 16,17-epioestriol (16,17 3) for oestra-LS^tlOj-triene-S.ie^na-triola), 17-epioestriol (17í>/;/OE3) for oestra-l,3,5(10)-triene-3,16a,17a-triol')j), 3-methoxyoestriol (3MOE3) for oestra-l,3,5(10)-triene-3,16a,17/i-triol,3-methyl etherb), 2-hydroxyoestriol (2HOOE3) for oestra-l,3,5(10)-triene-2,3,16a,17/3-tetrold)g), 2-methoxyoestriol (2MOE3) for oestra-l,3,5(10)-triene-2,3,16a,17j(?-tetrol,2-methyl etherV) , 6a,7a-dihydroxy-17ß-oestradiol (6«7aHOOE2) for oestra-l,3,5(10)-triene-3,6a,7a,17/j-tetrolm), 6a-hydroxyoestriol (6aHOOE3) for oestra-l,3,5(10)-triene,3,6,16a,17/Hetrola)r), Doisyn- ethanol: 4.5, glacial acetic acid: 10 parts).
(1): 6ci-hydroxyoestriol, (2): oestriol, (3): 11/5-hydroxyoestradiol, (4): 7a-hydroxyoestradiol, (5): 2-hydroxyoestradiol, (6): 11/5-hydroxyoestrone, (7): 16-oxooestradiol, (Lisboa, to be published).
